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VMiccnepoBaHo BnNusiHMe napamMeTpoB CUHTE3a Ha CTPYKTYpHO-MexaHudeckue cBouncTBa rernen ZnO.
B kavecTBe 3HauMMbIX NapamMeTpoB CUMHTe3a BblOpaHbl KOHLEHTpauus npekypcopa, Temnepartypa,
NPOAOIMKUTENBHOCTb CUHTE3a M pH rens. OkcnepumeHTanbHble faHHble 06paboTaHbl ¢ NpUMeHeHuem
CTaHAapTHbIX METOA0B AWCNEPCUOHHOIO, PErPeCcCHOHHOIO U KOPPEensuMOHHOro aHanuaa. MonyyeHsi
rpacduyeckne 3aBMCMMOCTU, XapaKTepusylolmne BAUSHWE KaX[oro u3 BbIOpaHHbIX NepemMeHHbIX
napamMeTpoB Ha AWHAMWYeCKyl BA3KOCTb renenm ZnO. PaccMoTpeHbl BO3MOXHble (hopMmbl
CYLLIECTBOBaHMS LMHKa B MpoLiecce CuHTEe3a, a Takke onTumMarbHble napameTpbl cuHTe3a renen ZnO.

Knroueenbie cnosa: ZnO, 30nb-renb METOA, Peonornyeckme CBOMNCTBA, HEMPOHHBIN CETU, MHOrOaKTOPHbIN

9KCMEPUMEHT.

BBenenne

B Hacrosiiee Bpemst 30J1b-Telb TEXHOIOTHSI SIBIISIETCS
HaunboIee MPOCTON M IKOHOMUYECKH ONPABIaHHON JJIs
TIOJTyYeHHS psiia HaHOMaTepuasoB. KiroueBbIM 3Tariom
30J1b-T€JIb METO/IA SIBJISICTCS CTaNsI [IEPEX0/1a 307151 B TEJIb.
Jyst nosryyeHust cTaOMIIbHBIX M yCTOMYIHBBIX CBI3HOANC-
TIEPCHBIX CHCTEM — reJieil — HeoOX0MMO UMETh ITpe-
CTaBJICHHE O 3aBUCHUMOCTH MX CTPYKTYPHO-MEXaHH-
YECKUX CBOMCTB OT NapaMeTpoB cuHTe3a [1, 2].

Hanoctpyktypst ZnO, nosry4eHHbIE, B YaCTHOCTH,
30J1b-TeITb METOZOM, BXOJISIT B UHCIIO HanboJIee repcerek-
THUBHBIX M UCCIIEyEMbIX OKCHAHBIX HAHOMAaTEPHAJIOB.
OCHOBHBIE HaITPaBJICHHS IPUMEHEHUS HAHOPAa3MEPHOTO
ZnO u ero KOMIO3UTOB — AaHTUMHUKPOOHBIE areHTHI,
XMUMHWYECKHE CEHCOPBI, KaTalu3aTOPhl, MPOBOISIINE
TOKPBITUSA U T.1. [3—6].

Cy1mecTByeT MHOTO paboT, MOCBAMIEHHBIX HCCIIEO0-
BAHUIO CTPYKTYpPBI U CBOWCTB HaHOpa3zMepHoOro ZnQO,
TIOJTyYEHHOT'O 30J1b-T€JIb METOZIOM, OJJHAKO PaHee He ITPo-
BOJIMJTM QHAJIM3 3aBHCUMOCTH PEOJIOTHYECKHUX CBOMCTB
TreJIs OT IIapaMeTPOB CHHTE3a C MCIOJIb30BaHNEM HEHpo-
CETEBBIX JITOPUTMOB. TaKo# OIX0/ TO3BOIISIET OIIpeEe-
JIUTBH ONITUMAJIBHBIC TApaMETPhI CHHTE3a ITOCIIE ITPOBEie-
HUSI MUHIMAJIBHOTO KOJIMYECTBA SKCIIEPUMEHTOB.

Iexnb HacTostmei paboThl — HCCIIEA0BAHUE BIMSHUS
rapaMeTpoB CHHTE3a Ha PEOJIOTHYECKHE CBOMCTBA
KOMIDIEKCHBIX T'eJIeil OKcH/a IMHKA.

Metoauxa IKCIICPUMEHTA

I'enu ZnO cuHTE3MpOBAIU 30J1b-T€Nb METOAOM [7]
(ocamguTens — 25 %-ii pacTBOp aMMHAaKa), BKIFOYAOIIAM
CJICTYFOIIIUEC TAITBL:

1. PactBOpeHue alieTaTa HMHKA B JUCTHUTUPOBAHHON
BOJIC;

2. CuHTe3 30J11 OKCHJIA ITUHKA;

3. I'eneobOpazoBanmc;

4. HenTpudyrupoBaHne MOTYYCHHOTO TEISI U €ro
OTMBIBKA UCTUIUTHPOBAHHOM BOJION;

5. Cyuika rens npu onpeeIeHHON TeEMIIEpaType.

XuMudeckre MpoIecChl, MPOTEKAIOIINE TP CHH-
Te3e refiel OKCUIa IMHKA, CXEMaTHYHO MPEICTABICHBI
Ha puc. 1.

CyTb IPOUCXOASIINX IPOLIECCOB COCTOUT B CIIEY-
FOIIEeM: TIPY JOOABJICHUH pPacTBOPa aMMHUaKa K BOTHOMY
pacTBopy areraTa nuHKa 10 pH 7 mpoucxoaut oopa3zo-
BaHMe ress ruapoxeuaa uaka Zn(OH),, koTopsrit npu
noBeilieHud pH a0 7,85 — 8 nmepexoaut B OKCUJ LIMHKA

n

Zn(NH,),”
Zn(OH,)”

Zn(H,0)’ Zn(OH),

~

Puc. 1. Cxema xummuyecux IpeBpalleHtii, IPOTEKAOINX IPU
CUHTe3€ KOMILIEKCBIX TeJsieil OKCU/IA IIMHKA.
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ZnO. Ilpu nanbHelem 1o0aBIeHIN pacTBOpa aMMHaKa
1 1oBbIeHnN pH peakMoHHOM cpelbl THIPOKCHI 1
OKCH/I IIMHKA HAYMHAIOT PACTBOPSATHCS C 00pa30BaHUEM
aMHMHO- Y TUIPOKCOKOMILIEKCOB 1uHKa Zn(NH;),?" u
[Zn(OH),]* [8]. MOXHO 3aKJII04HUTh, 9TO IEIN OKCUIA
LIMHKA, CHHTE3UPYEMBICE IIPH OCAKICHUN aMMHAKOM U3
PacTBOPUMBIX COJIEH IIMHKA, COAEPKAT B CBOEM COCTABE
TTOMHUMO c()OPMHUPOBAHHOH (ha3bl OKCHA U THIPOKCHIA
LMHKA Pa3JINdHbIe KOMIJICKCHBIC COCIMHEHUS IIMHKA
(aMHHO- ¥ THAPOKCOKOMIDICKCHI).

M3mepenue quHaMUueCcKON BA3KOCTHU rejied ocy-
LIECTBIISIIN Ha peoBUcko3umeTpe [ermuepa [9]. Bsaskocts
paccUnTHIBAIIM 110 CJICTYIONIMM (hopMyIam:

n= PtK 30
S 1
n = PtK,,

rae P — Harpyska, rc/cM%; ¢ — BpeMs HPOXOXKICHHUS
IyTH IapoM, ¢; K, K, — KOHCTaHTbI pubopa; S — MyTh,
NIPONUJICHHBINA IAPOM, MM.

[IpenBapuTenbHbIC IKCIIEPIMEHTHI U aHAJIH3 JINTE-
paTypHBIX JAHHBIX MO3BOJUIN BBIABUTH (aKTOPHI
(TepeMeHHbIe TapaMeTpsbl), OKa3bIBAIOIINE HANOOJIbIIIeE
BJIMSIHHE Ha MPOIIecC CUHTe3a reyiel okeraa rHka [ 10 —
13]. B xagecTBe mepeMEHHBIX MapaMeTpPOB OBLIH
BBIOpaHBI:

1. MonsipHast KOHIIeHTpaIus arnetara nuaka, C, M;

2. AKTHBHas KHCIOTHOCTb PEaKIMOHHOM Cpelsl
(pH);

3. ITpoomKUTETHbHOCTE CUHTE3A, T, MUH;

4. TemmepaTypa peakIOHHOH cpesl, ¢, °C.

[IepemeHnHbIe TapaMETPHI B XOA€ 3KCIIEPUMEHTOB
MIPUHUMAITY 3HAYCHUS, yKa3aHHbIE B Ta0M. 1.

Jns cuntesa reneit ZnO ¢ pa3NIUYHBIME Tapa-

Tabauna 1

yp()BHI/I BapbUPOBAaHUA OCHOBHBIX IIEPEMEHHDBIX TTapaMeTpPOB

HaumenoBanue O6o03HauyeHne | YpOBHM BapbHpPOBAHMS
mapaMeTpoB napamerpa HEPEeMEHHBIX
C((CH;C00),Zn), M X 0,1 0,2 0,3 04
pH X, 7 71,5 8 8,5
T, MUH X3 5 10 15 20
t,°C X4 20 30 40 50
Tabauna 2

ManI/II_Ia TJIAaHUPOBAHUA IKCIIEPUMEHTA

Ne skcne-| ITapa- |Ne skcme-| ITapa- [Ne skcme-| Ilapa-

pUMEHTa| METPHl | pUMEHTa | METpbl | pUMEHTa | METpBI
1 a,b,cd, 7 a,bsc,d, 13 azbc,d,
2 a,b,yc,d, 8 a,byc,d, 14 aybycsd,
3 abscydy 9 azbcyd, 15 aybsc,d,
4 a,bye,d, 10 azbycyds 16 aybycds
5 a,bc,dy 11 azbsc,d,
6 ayb,cd, 12 azbyc,d,

MeTpaMu ObLITa CO31aHa MaTPHUIIA TUTAHUPOBAHHS YKCIIC-
puMeHTa. BEIXOTHBIM TTapaMeTpOM SIBIISUTACH THHAMH-
yeckasl BA3KOCTh renedl okcuaa nuHka — Y, mlla-c.
Marpuna mIaHupOBaHus ObLIAa MONyYeHAa METOJIOM
TPEKO-JIATHHCKUX KBaIpatoB [ 14] (Tabm. 2).

Pe3yabTaTsl 1 ux 00cy:KI1eHUE

O0paboTKy IKCIEPUMEHTAIBHBIX JaHHBIX MTPOBO-
JIAIT METOIaMH TUCTIEPCHOHHOTO, PErPEeCCHOHHOTO U
KOPPEJSIIMOHHOTO aHaju3a. BelIM MOIy4YeHbl 3aBU-
CHUMOCTH )II/IHaMPI‘IeCKOﬁ BSI3KOCTH I'eJicH OT BI)I6paHHI)IX
nepeMeHHbIX (akTopoB. C LENbl0 aBTOMAaTH3ALUU
pacyeToB NpHU BBISABICHUU IPYOBIX OMIMOOK, OLIEHKE
JMCTIepCHil, ONpeaeIeHNN aAeKBaTHOCTU KO3 du-
IIHUECHTOB U BBIBCACHHBIX ypaBHeHI/Iﬁ HCITIOJIB30BaJIN
nporpaMMHbIii nakeT Statistica 8.0. IIpu o6paboTke
JIaHHBIX OLIEHKY PErPECCUOHHBIX 3aBUCUMOCTEH BEJIU I10
ko3 puLHenTy neTepMuHanuu R2. Bianskue K eAUHUIIE
3HaYeHUsI KO3 PHUIUCHTA CBUIIETEIILCTBOBAIIH O JOCTO-
BEpPHOH annpoKCUMaIuy UMEIOIIUXCS JaHHBIX IMHUEH
perpeccuu 1 0 BO3MOXKHOCTH ITOCTPOSHHUST Ka4eCTBEH-
HOTo mporHo3a [ 14, 15].

B pesynbrare 00paboTKH 3KCIIEpUMEHTAIbHBIX
JaHHBIX BBIBCIACHBI PETPECCUOHHBIC 3aBUCUMOCTH 1A
UCCIIElyeMBbIX TI0Ka3aTesei, OTpaXkaolie BIUsIHUE
(hakTopoB 1 MeK(DAKTOPHBIX B3aUMOICHCTBHI. BriBe-
JICHHBIE YPaBHECHUS aJICKBATHO ONMCBIBAIOT ITPOLIECC.

Kpome aToro, momydeHHbIE pe3ynbTaTsl OBIIN
00paboTaHBl C UCHOIB30BAHUEM ITaKeTa MPUKIIAIHBIX
nporpamm Statistica Neural Networks v.4.0e.

Pabota cetn cocTouT B ipeoOpa30BaHNHU BXOIHOTO
BEeKTOpa X B BBIXOJHOH BEKTOpP Y, MpHUYEM 3TO Ipeod-
pa3oBaHuE 3a/1a€TCsI BECAMH CETH.

Tabmuna 3

UucsieHHble 3HAUEHMS IIePEeMEHHBIX IIapaMeTpPOB M 3HAUYCHUS
(yHKIIMN OTKJINKA

Homep a b ¢ d BsskocTs,
JKCIIEPUMEHTA mlla-c
1 0,1 7,0 5 20 1,658
2 0,1 7,5 10 30 2,019
3 0,1 8,0 15 40 1,931
4 0,1 8,5 20 50 2,956
5 0,2 7,0 10 40 2,809
6 0,2 7,5 5 50 8,061
7 0,2 8,0 20 20 4,422
8 0,2 8,5 15 30 2,081
9 0,3 7,0 15 50 7,255
10 0,3 7,5 20 40 10,535
11 0,3 8,0 5 30 66,00
12 0,3 8,5 10 20 4,606
13 0,4 7,0 20 30 13,20
14 0,4 7,5 15 20 6,633
15 0,4 8 10 50 44,333
16 0,4 8,5 5 40 34,238
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[TpomexyTouHEIE HEHPOHEL

Bxomusie u \

HCHUPOHBI Bbxo I[HOI\/’I
DakTopHI l HEHPOH
MosnsipHasi KOHIIEHTpAIUsI aljeTaTa [HKA l
AKTHBHAsI KHCJIOTHOCTD PeaKIIHOHHOH
cpesl (pH) g: —0
ITpogo/DKUTeIFHOCTS MpoIlecca CHHTe3a T
TemmepaTypa peakIHOHHOH cpebl Jlnaamuueckas
BS3KOCTB reJiel
ZnO

Puc. 2. MHorocsoiHbIi IepCenTpoH.

Puc. 3. IloBepxHOCTb OTKJIMKA BBIXOAHOTO napaMerpa Y, (aAmHamMmyeckas BsA3KocTb resis ZnO) B 3aBUCUMOCTHU OT: 4 —
KOHI[EHTPAIMU Al[eTaTa [UHKA M TEMIEPATyPbl PEAKIIUOHHON CPEbl, 6 — TeMIepaTypbl PEAKIHMOHHONU CPeIbl U
[TPOJIOJIKUTEIHOCTY CHHTE33, 8 — KOHIIEHTPAIINK AIleTaTa [INHKA 1 HPO/IOIKUTENBHOCTH CHHTE3a, 2 — AKTHBHON KMCJIOTHOCTH
U TEeMIIePATYPbl PEAKIIMOHHON CPEJIbl.

72 IIEPCITERTHBHBIE MATEPHAJIBI 2016 N¢ 11



CuHmes u uccrnedogaHUe cmpyKmypHO-MexaHu4deckux ceoticme eeneti ZnO

[ocne mpoBeneHnst Bcex SKCIEPUMEHTOB B COOT-
BETCTBUH C MAaTpHUIIEH IUIAHUPOBAHUS OBUIH MOTYyYEHBI
3HaYeHUs PYHKINH OTKIIMKA (AMHAMUYECKOH BA3KOCTH
reneii ZnO).

UncieHHbIE 3HAYCHNS IIEPEMEHHBIX ITAPAMETPOB U
BBIXOHBIX IaHHBIX IJIS KAKIO0T0 3KCIIEPUMETOB Mpe-
CTaBJICHBI B TA0II. 3.

Ha nauaisHOM 3Tare aHann3a HoJy4YeHHBIX SKCTIe-
PUMCHTAJIBHBIX JaHHBIX ObLIa CO371aHa HEHPOHHAs CETh,
TO €CTh MHOTOCJIOMHBIH IIEPCENTPOH C YETHIPHMSI BXOA-
HBIMH TIEPEMEHHBIMH ¥ OZTHOW BBIXOAHOW ITepeMEHHOM
— (pyHKIWEH, TPeICTaBICHHBIN Ha PUC. 2.

B pesynbrare Mmaremarndeckoil 00pabOTKH JKCTIe-
PUMEHTAIBHBIX JaHHBIX OBIIN NOJTyYEeHBI 3aBUCHMOCTH
BSI3KOCTH I'eJiel OKCHIA LIHKA OT Pa3INYHBIX ITapaMeTPOB
CHHTE3a.

Ha puc. 3a npencrasieHa MOBEpXHOCTh OTKIIMKA
BBIXOAHOTO Tapamerpa Y, (IMHaMH4YecKasi BA3KOCTh
renel ZnO) B 3aBUCHMOCTH OT KOHIIEHTpaLH arerara
LIMHKA U TEMIIEPaTypbl PEaKIIMOHHON CPE/IbI IIPH IPOUHX
ONTUMAITBHBIX YCIIOBHSIX.

AHanu3 puc. 3a NOKa3bIBAET, YTO BSA3KOCTh relen
OKCHJIa IMHKA PAacTeT MPaKTHIECKU JIMHEHHO IPH yBe-
JIMYCHNH KOHIIEHTPAIMH alleTara UHKA U TOHKEHUN
TeMIEPaTypbl PEaKLOHHOM Cpeibl 1, HA00O0POT, IajaeT
MPAKTUYECKN 10 3HAYCHMS JUHAMHUYCCKON BSI3KOCTH
YUCTOTO PacTBOPUTENS (BOJIBI), IPH YMEHBIICHUHN
C(Zn") u yBenmMueHun TeMIiepatypbl. Takxke B poIec-
Ce BBITIOJTHEHUSI SKCIIEPUMEHTA OTMEUCHO, YTO IIPH TEM-
neparypax Boie 40 °C ctpykrypa reneit ZnO paspy-
majgack ¢ 00pa3oBaHUEM XJIONIBEBUIHOTO aMOP(HOTO
ocaska. [laHHbBIN (DaKT TO3BOJISET CAENIATH BBIBOJI, YTO
renu ZnO ABIAIOTCS TEPMHUYECKH HEYCTONYMBBIMU.
[Ipeanonaraercs, 4To 3TO CBA3aHO C y4yacTHEM B op-
MHUPOBaHUH CTPYKTYPBI I'eJIsl HE TOJIBKO HaHo49acTul ZnO,
HO Y TAKUX POU3BO/IHBIX LIMHKA, KaK THAPOKCOALICTaTHbIC
KOMIIIEKCHI ¥ THAPOKCHIBI, KOTOPBIE TIPH TEMIIEpaType
BbimIe 40 °C HAYMHAIOT pa3pyIIAThCs, YTO IPUBOIUT K Ha-
PYLIEHHIO IPOCTPAHCTBEHHOM CTPYKTYpBI Bcero reiist [ 16].

Amnanm3 rpadrdeckoil 3aBHCUMOCTH TUHAMUYECKOH
BSI3KOCTH T'eJIsl OT TEMIIEPATYPhI pEaKIIMOHHOM cpelbl 1
MIPOIOIDKUTEIBHOCTH CHHTE3a (pHc. 30) JaeT BO3MOX-
HOCTB IIPEITIONIOKHTh, YTO HAaOO0IIee YCTOHYHBBIE TelTl
ZnO dopmupyrorcs ipu ¢ = 20 + 5 °C, arenu, noaBepr-
IAECsI TEPMUYIECKOMY BO3JICHCTBHIO BO BpEMsI CHHTE3a,
Yyepe3 HEKOTOPOe BPeMsI ITOJTHOCTHIO Pa3pyIIaloTCs.

Ha puc. 36 npencraBiieHa NOBEPXHOCTh OTKIIMKA
BBIXOTHOTO TTapameTpa Y, (AnHaMudecKast BS3KOCTb Telist
Zn0) B 3aBICUMOCTH OT KOHIIEHTPAILINH aIleTaTa IMHKA B
PeaKkunOHHOM cpeJie ¥ BpeMEHH CHHTE3a.

Ananu3 maHHOHN TpaduUecKoil 3aBUCHMOCTH
TIOKa3bIBAET, YTO AMHAMHYECKAs! BA3KOCTH I'eJIei OKchia
LMHKA B Ha9aJIbHBII MOMEHT BPEMEHH pacTeT IPaKTH-

YECKH MPSIMO MPOIOPLHUOHAIBHO yBEIUYECHUIO KOH-
LIEHTPAallMM MOHOB IIMHKA C(Zn2+) B UCXOJIHOM peak-
UOHHOW cMecu. Crenyer OTMETHTh, YTO 3HAYEHUE
JIMHAMUYECKOM BSI3KOCTH resieit ZnO, moayyeHHbIX Ipu
C(Zn*") = (0,05 + 0,2) M nIpakTH4eCKH1 HE MEHSETCS CO
BpeMeHeM, a npu C(Zn>") = (0,25 + 0,45) M — pe3sko
YMEHBIIAETCS, U3 YeTO MOJKHO 3aKJIIOYHUTH, YTO
MPOCTPAHCTBEHHAs CTPYKTYpa TaKUX rejieii HecTaOMiIbHa
BO BPEMEHH.

Ha puc. 32 mpezacraBneHa MOBEpXHOCTh OTKIIMKA
BBIXOTHOTO MapameTpa Y, (InHaMudecKas BSI3KOCTb Ielist
Zn0O) B 3aBHCHMOCTH OT aKTHBHOW KHCJIOTHOCTH U
TEMIIEpaTypbl pEaKIIMOHHOH CpeJIbl.

[IpencraBnenHas rpagudeckas 3aBUCUMOCTD
(puc. 32) monTBEp)KAAET paHee MOITyYeHHBIE TTOBEPX-
HOCTH OTKJIMKa M ITOKa3bIBacT BIMSIHHE Ha IPOLECC
CHHTE3a TeJIs OKCHJa IIMHKA eIlle OJHOTO (hakTopa —
pH. Aranu3 prc. 32 moka3bIBacT, 9To HanboJee BI3KHE
rern ZnO o6pasyroTcs Py HU3KOH TeMIiepatype 1 Ipu
pH = 8. OTOT (hakT 0OBsICHIETCA TEM, YTO IOIHOE
OCK/ICHHE HOHOB IIHKA IIPOUCXOJIHT TOMIBKO 1p pH = 8
[2]. Tak, npu pH < 8 B peakuOHHOU Macce elle
HOPUCYTCTBYIOT HOHBI Zn?*, a mpu pH > 8 oxcun,
THIPOKCH W Pa3NYHbIC alleTaTHbIC aKBAKOMIUICKCHI
[MHKAa HAaYMHAIOT PacTBOPATHCS ¢ 00pa3oBaHHEM
IIMHKATHBIX aHKOHOB [Zn(OH), 1> [17-19].
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THUYECKasi 00pabOTKa KOTOPBIX, C TIOMOIIIBIO HEHPOHHBIX
ceTel MO3BOJIMIIA U3YYHTh BIMSHUE PA3NUYHBIX (ak-
TOPOB Ha CTPYKTYypHO-MEXaHHUECKHE CBONCTBA renei
OKCHJIA [TUHKA.

Haunbonee ycToiiunBbie KOMIUIEKCHBIE renmu ZnO
(hopmupyroTcs rpu KoMHarHOH Temrieparype (20 —25 °C),
pH = 8 u MossApHOIi KoHUeHTpauuu HuHka C(Zn%") =
=(0,05+0,2) M.
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Synthesis and investigation of ZnO gels rheology
A.V.Blinov, V. A. Kravtsov, A. V. Serov, A. A. Kravtsov, E. V. Momot

The impact of synthesis parameters on ZnO gels rheology was studied. Precursor concentration, temperature and duration of
synthesis and gel pH were selected as significant parameters. Experimental data were processed by means of generally
adopted methods of dispersion, regression and correlation analysis. Several relations determining influence of each chosen
variable parameter on ZnO gels shear viscosity were obtained. Probable presence of different Zn compounds during the
synthesis and optimal synthesis parameters are discussed.

Keywords: ZnO, sol-gel method, rheological properties, neural networks, multifactorial experiment.
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